Figure S2
Rietveld fit of Ca 9 Zn 4.3 Sb 9 (Cu-K a1 radiation). Ticks mark the calculated reflection positions of the target phase while the baseline corresponds to the residuals of a Rietveld refinement (R i = 0.09, R p = 0.20, R wp = 0.20) based on the reported crystal structure. In the crystal structure of Ca 9 Zn 4+x Sb 9 (space group: Pbam), there are five Ca (12b, 34g, 14h) and Sb (12d, 24g, 24h) , and three Zn (24h, 14g) Wyckoff sites. Based on the reported single crystal data, apart from the Zn3 position at the 4g site, which is partially occupied (23.9(4) %), all other sites are fully occupied. We identified the partial occupancy at the Zn3 site to be close to 24.5(5) %, corresponding to the composition of Ca 9 Zn 4.49(1) Sb 9 which is reasonable considering δ calculated in this work (Table 1 ).The lattice parameters of this sample were found to be a = 21.8525 (5) 
